K2S2O8-Mediated Arylmethylation of Indoles with Tertiary
I. General Information: All commercially available reagents were obtained from commercial suppliers and used without further purification. Solvents were purified by the usual methods and stored over molecular sieves. Organic solutions were concentrated using a Buchi rotary evaporator. Column chromatography was carried out over silica gel (Merck 100-200 mesh) and TLC was performed using silica gel GF254 (Merck) plates. 1 H NMR (400 MHz) and 13 C NMR (100 MHz) spectra were recorded on a Bruker AVII spectrometer in CDCl3 using TMS as internal reference with chemical shift values being reported in δ (ppm). All coupling constants (J) are reported in Hertz (Hz). HRMS (EI) spectra were recorded on double focusing mass spectrometer.
II. General procedure for the synthesis of 3-arylmethylindoles 3
A mixture of N, N-dimethylaniline 1 (2.0 mmol), indole 2 (1.0 mmol), K2S2O8 (1.5 equiv), and H2O (3 mL) was taken in a flask and stirred at rt for 2-4 h. After completion of the reaction (monitored by TLC), water (5 mL) was added and the mixture was extracted with ethyl acetate (3 × 5 mL). The combined organic phase was dried over anhydrous Na2SO4, filtered and evaporated under reduced pressure. The resulting crude product was purified by silica gel chromatography using a mixture of hexane/ethyl acetate (4:1) as eluent to afford an analytically pure sample of product 3. All the compounds 3 are known and were characterized by comparison of their spectral data with those reported in the literature.
Characterization data of compounds 3 with relevant references are given below:
III. Spectral data of synthesized compounds 3.
Compound (3a). Compound (3e). 
